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INTRODUCTION

SERAS personnel were requested to validate the TPH and PAH data for the water samples analyzed by Louisiana
State University (LSU) for the Delayed Coker Unit Release. Raw data for a total of 58 water samples along with the
standards and quality control (QC) samples were requested along with a copy of the standard operating procedure
(SOP) used to analyze these samples. LSU-RCA T SOP#OO1-08 titled "Standard Operating Procedure for Oil Spill
Source Identification" was received and reviewed by SERAS personnel.

During the review, it was noted that this method is used for general qualitative oil characterizations and quantitative
analysis of a list of target compounds found in oil. This SOP is based on American Society for Testing and
~\'Iaterials (ASTM) D-5739-00 and EPA SW -846 Method 8270. Because this SOP does not routinely require a
decat1uorotriphenylphosphine (DFTPP) tune, it was determined that the PAH data could not be validated in
accordance with the National Functional Guidelines since all PAH data would be rejected under these
circumstances. The LSU SOP does not require a resolution check or a mass resolution check. Instead a decision
was made to verify the data based on the SOP supplied by LSU. Verification confirms by examination of the raw
data that the specified requirements of the SOP had been followed.

VERIFICATION FINDINGS

SERAS personnel reviewed the submitted data using the following data categories to verify the data: Holding Time.
Instrument Performance Check, Method Blanks, Calibration (Initial and Continuing), Internal Standards, Laboratory
Control Samples, Duplicate Analysis, Compound Identification and Reporting Limits.

Holding Time - All samples were analyzed within holding time based on the documentation supplied. Chain of
custody (COC) records were not available for the 48 samples extracted by Pace Analytical. The collection time
recorded on Pace's extraction log records that appears to be generated by their Laboratory Information Management
System (LIMS) was used to verify collection dates.

Instrument Performance Check - Pert1uorotributylamine (PFTBA) was used to auto-tune the Gas
Chromatograph/Mass Spectrometer (GC/MS) in accordance with the LSU SOP. Environmental applications also
require the use ofDFTPP to verify the tune for PAl-Is (EPA Method 8270), which was not used by LSU. DFTPP is
not required by ASTM D5739-00.

Method Blanks - TPH concentrations were less than the method detection limits (MDLs) and the reporting limits
(RLs). There were concentrations of PAHs present in the method blank under the RL but above the MDL.

Initial Calibration - The percent relative standard deviation (%RSD) and the average relative response factors
(RRFs) met the QC criteria stipulated in standard EPA methods. It was assumed that the data submitted in the
spreadsheet from LSU is correct since it was not possible to verify the raw data directly from the instrument. This
includes area responses and retention times.
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Continuing Calibration – The percent difference (%D) met the ±20% criteria in the LSU SOP with the exception of 
three compounds in one continuing calibration.  As stated above under the initial calibration, it is assumed that that 
the data submitted in the spreadsheet from LSU is correct since it was not possible to verify the raw data directly 
from the instrument.  This includes area responses and retention times. 
 
Internal Standards – Retention times could not be evaluated for any of the standards, samples or QC samples since 
this information is not captured into the spreadsheets used by LSU.  The internal standard responses met the criteria 
stipulated in standard EPA methods. 
 
Laboratory Control Sample – A laboratory control sample (LCS) and a LCS duplicate (LCSD) for TPH were 
available for the 10 samples extracted by LSU.  The TPH recoveries and the relative percent difference (%RPD) 
were acceptable.  LCS/LCSD samples for PAHs were extracted for the three batches extracted by Pace Analytical.   
 
Compound Identification and Quantitation – The initial data received from LSU did not take into account that the 
sample injection volume is 2 µL instead of the 1 µL used for the standards.  As a result, all results were corrected by 
a factor of 2.  Some compounds initially reported as a “U” under the MDL on the corrected tables are now above the 
MDL but under the RL (Refer to Attachment 1).  The MDLs and RQLs reported for RCAT No. 2010356-13 reflects 
a 10 time dilution for all of the compounds except nC-10 Decane.  This cannot be confirmed and SERAS is under 
the assumption that these MDLs and RLs should be adjusted to reflect a straight run. 
 
CONCLUSIONS AND RECOMMENDATIONS 
 
TPH and PAH data were generated for 58 water samples by LSU in accordance with LSU-RCAT SOP#001-08.  
This method is an oil fingerprinting method for oil analytes.  The TPH and PAH data are acceptable based on the 
requirements of the LSU SOP.   
 
If a crosswalk between the samples analyzed by LSU and the ERT/SERAS Laboratory can be made, the use of two 
independent methods may lend credence to the acceptability of the PAH data not analyzed with a DFTPP 
verification tune. 
 
 
Cc: Central Files, SERAS-116 
 Electronic File SERAS-116-DTM-020211 
 Phil Solinski, SERAS Task Leader 
 Dennis Miller, SERAS Program Manager 
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ATTACHMENT 1 
Final Results – Corrected 
Technical Memorandum 

February 2011 
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